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Data collection 

Bruker Kappa APEXII CCD 
dif fractometer 

Absorption correction: multi-scan 
(SADABS; Bruker, 2005) 
T^„ = 0.972, r max = 0.983 

Refinement 

R[F 2 > 2a(F 2 )} = 0.048 

wR(F 2 ) = 0.127 

S = 1.01 

2161 reflections 

179 parameters 



Table 1 

Hydrogen-bond geometry (A, °). 



15880 measured reflections 
2161 independent reflections 
1156 reflections with / > 2a(l) 
R inl = 0.079 



H atoms treated by a mixture of 
independent and constrained 
refinement 

A/w = 0.17 e A~ 3 

Ap mi „ = -0.16 e A~ 3 



D- 


H-A 


D-H 


H-v4 


D- ■ A 


D-H-A 


Ol 


-HI- - 02' 


0.88 (3) 


1.77 (3) 


2.642 (3) 


176 (3) 


03 


-H3---02 


0.92 (3) 


1.78 (3) 


2.617 (3) 


152 (3) 



Symmetry code: (i) — x, — y + 2, — z + 1. 



In the title compound, C 14 H 10 FNO 3 , the dihedral angle 
between the two benzene rings is 32.66 (14)°. An 5(6) ring 
motif is formed due to an intramolecular O— IT ■ O hydrogen 
bond between the hydroxy and carbonyl groups. In the crystal, 
molecules are consolidated into dimers with Rl(8) ring motifs 
by pairs of O— H- ■ O hydrogen bonds. 



Data collection: APEX2 (Bruker, 2009); cell refinement: SAINT 
(Bruker, 2009); data reduction: SAINT; program(s) used to solve 
structure: SHELXS97 (Sheldrick, 2008); program(s) used to refine 
structure: SHELXL97 (Sheldrick, 2008); molecular graphics: 
ORTEP-3 (Farrugia, 1997) and PLATON (Spek, 2009); software 
used to prepare material for publication: WinGX (Farrugia, 1999) and 
PLATON. 



Related literature 

For background and related crystal structures, see: Tahir & 
Shad (2010); Tahir et al. (2010a,£>,c). For graph-set notation, 
see: Bernstein et al. (1995). 



Experimental 

Crystal data 

C 14 H 10 FNO 3 
M r = 259.23 
Monoclinic, Fl^/n 
a = 15.5688 (16) A 
b = 4.7139 (4) A 
c = 16.2248 (16) A 
P = 92.412 (4)° 




V = 1189.7 (2) A J 
Z = 4 

Mo Ka radiation 
jtt = 0.11 mm -1 
T = 296 K 

0.30 x 0.22 x 0.18 mm 



The authors acknowledge the provision of funds for the 
purchase of the diffractometer and encouragement by Dr 
Muhammad Akram Chaudhary, former Vice Chancellor, 
University of Sargodha. Pakistan. 



Supplementary data and figures for this paper are available from the 
IUCr electronic archives (Reference: TK2774). 
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5-[(.E)-(2-Fluorobenzylitlene)amino]-2-hydroxybenzoic acid 
M. N. Tahir, M. I. Tariq and R. H. Tariq 

Comment 

Recently, we reported crystal structures containing the 5-amino-2-hydroxybenzoic acid moiety i.e. (II) 2-hy- 
droxy-5-[(i?)-(l//-indol-3-ylniethylidene)azaniumyl]benzoate (Tahir & Shad, 2010), (III) i.e. 2-{[(£)-l,3-benzodioxol-5- 
yljmethylideneamino }benzoic acid (Tahir et ah, 2010&), (IV) i.e. 5-[(iT)-(2,6-dichlorobenzylidene)amino]-2-hydroxybenzo- 
ic acid (Tahir etal, 2010a) and(V) i.e. 2-hydroxy-5-{[(_E)-4-methoxybenzylidene]azaniumyl}benzoate (Tahir et ah, 2010c). 
The title compound (I), (Fig. 1) was prepared in continuation of the synthesis of various molecules having 5-amino-2-hy- 
droxybenzoic acid. 

In (I), group A (CI — C7/N1/01 — 03), derived from 5-amino-2-hydroxybenzoic acid, and group B (C8 — C14/F1), de- 
rived from 2-fluorobenzaldehyde, are each planar with r.m.s. deviations of 0.0164 and 0.0182 A, respectively. The A/B 
dihedral angle between is 32.78 (7)°. There exists an intramolecular O — H-0 hydrogen bond which completes a S(6) ring 
motif (Table 1, Fig. 1). In the crystal packing the molecules are stabilized in the form of dimers due to intermolecular 

O — H - 0 hydrogen bonds (Table 1, Fig. 2) which form a R2 (8) ring motif (Bernstein et al. , 1995). 
Experimental 

Equimolar quantities of 5-amino-2-hydroxybenzoic acid and 2-fluorobenzaldehyde were refluxed in methanol for 45 min 
resulting in yellow-brown solution. The solution was kept at room temperature which afforded violet prisms after 48 h. 

Refinement 

The coordinates of the hydroxyl-H atoms were refined freely, and with U 1S0 (H) = 1.2(7 e q(0). The C-bound H-atoms were 
positioned geometrically (C-H = 0.93 A) and refined as riding with (7i S0 (H) = 1.2(7 e q(C). 

Figures 

Fig. 1. View of the title compound with the atom numbering scheme. The displacement ellips- 
oids are drawn at the 50% probability level. H-atoms are shown by small circles of arbitrary 
radii. The dotted line represents the intramolecular hydrogen bond. 



Fig. 2. The partial packing showing that molecules form dimeric aggregates via O — H -0 hy- 
drogen bonds (dotted lines). 
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5-[(f)-(2-Fluorobenzylidene)amino]-2-hydroxybenzoic acid 

Crystal data 

C14H10FNO3 ^(000) = 536 

M r = 259.23 D x = 1 .447 Mg nT 3 

Monoclinic, P2\ln Mo Ka radiation, X = 0.71073 A 

Hall symbol: -P 2yn Cell parameters from 1156 reflections 

a = 15.5688 (16) A 9 = 2.5-25.3° 

6 = 4.7139 (4) A n = 0.11mm-' 

c= 16.2248 (16) A T=296K 

(3 = 92.412(4)° Prism, violet 

V= 1189.7 (2) A 3 0.30 x 0.22 x 0.18 mm 

Z=4 



Data collection 

Bruker Kappa APEXII CCD 
diffractometer 

Radiation source: fine-focus sealed tube 
graphite 

Detector resolution: 8.10 pixels mm" 1 
co scans 

Absorption correction: multi-scan 
(SADABS; Bruker, 2005) 
r min = 0.972, T max = 0.983 
15880 measured reflections 

Refinement 
Refinement on F 2 
Least-squares matrix: full 

R[F 2 > 20(^)1 = 0.048 

wR(F 2 ) = 0.127 

S= 1.01 

2161 reflections 

179 parameters 

0 restraints 

Primary atom site location: structure-invariant direct 
methods 



2161 independent reflections 

1156 reflections with / > 2o(i) 
R mt = 0.079 

^max ~ 25.3 , 6 m i n — 2.5 

/; = -18^18 
/= 19^19 



Secondary atom site location: difference Fourier map 

Hydrogen site location: inferred from neighbouring 
sites 

H atoms treated by a mixture of independent and 
constrained refinement 

w = l/[a 2 (F 0 2 ) + (0.05 3 If) 2 + 0.0687P] 

where P = (F 0 2 + 2 J F c 2 )/3 

(A/o) max < 0.001 

Ap m ax = 0.17eA~ 3 

Ap m in = -0.16eA~ 3 

Extinction correction: SHELXL97 (Sheldrick, 2008), 
Fc*=kFc[l+0.001xFcV/sin(26)]" 1/4 

Extinction coefficient: 0.012 (2) 
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Special details 

Geometry. Bond distances, angles etc. have been calculated using the rounded fractional coordinates. All su's are estimated from the 
variances of the (full) variance-covariance matrix. The cell e.s.d.'s are taken into account in the estimation of distances, angles and tor- 
sion angles 

2 2 
Refinement. Refinement of F against ALL reflections. The weighted i?-factor wR and goodness of fit S are based on F , convention- 
al i?-factors R are based on F, with F set to zero for negative F . The threshold expression of F > o(F ) is used only for calculating R- 

factors(gt) etc. and is not relevant to the choice of reflections for refinement. R- factors based on F 2 are statistically about twice as large 
as those based on F, and R- factors based on ALL data will be even larger. 

Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (A 2 ) 
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Atomic displacement parameters (A ) 
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Geometric parameters (A, °) 
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U 1 — C 1 — Cz — Cj 


1 /O.Z (2) 


\n po pn nn 
JN 1 — Co — C9 — C 1 0 


1 /o.l (3) 


p.1 pi p*> r^n 
Ul — CI — Cz C / 


-1.6 (3) 


xri po pn pi a 

JN 1 — Co — cy — C 1 4 


A Q (A\ 

-0.8 (4) 


p.1 pi p^ pi 
(JZ — C 1 — Cz — C 5 


-1.4(4) 


po pn nn tti 
Co — C9 — C 1 0 — r 1 


2.2 (4) 


P.O P 1 P*") P"7 

(Jz — CI — Cz — C / 


1 /o.o (ZJ 


po r^a nn pi i 

Co — cy — C 1 0 — C 1 1 


i nn a (i \ 
— 1 / /.U (3) 


pi p^ pi p.1 
C 1 — Cz — CJ — Uj 


-U.0 (4) 


C 1 4 — Cy — C 1 0 — r 1 


— 1 /O.y (3) 


pi p^ pi p/i 
CI — Cz — Cj — C4 


_ i /v.y (zj 


pn pn pin pii i 

c 1 4 — cy — c i o — c 1 1 


1 A ( A\ 

1 .9 (4) 


r ' —i pi pi p.1 

C / — Cz — C3 — (J 3 


1 /V.Z (Z) 


pn pn pi J pii i 

Co — cy — C 1 4 — C 1 3 


1 /0.3 (3) 


P^7 PI PI P/1 

C / — Cz — Cj — C4 


A 1 //I \ 

-0.1 (4) 


pin pn pi i p 1 1 

c i o — cy — C 1 4 — C 1 3 


A £. ( A \ 

-U.0 (4) 


pi pi p"7 p/c 

C 1 — C2 — C7 — Co 


—179.6 (2) 


tti pin P11 pn 

1 1 — CIO — Cll — C12 


1 *7A T /T\ 

179.2 (3) 


C3— C2— C7— C6 


0.6 (4) 


C9— C10— Cll— C12 


-1.6 (5) 


03— C3— C4— C5 


-179.1 (2) 


C10— Cll— C12— C13 


-0.2 (5) 


C2— C3— C4— C5 


0.2 (4) 


Cll— C12— C13— C14 


1.5 (5) 


C3— C4— C5— C6 


-0.8 (4) 


CI 2— CI 3— CI 4— C9 


-1.1(5) 


C4— C5— C6— Nl 


177.5 (3) 







Hydrogen-bond geometry (A, °) 
D—H-A 

Ol— Hl-02' 
03— H3-02 

Symmetry codes: (i) -x, -y+2, -z+1. 



Z) — H 

0.88 (3) 
0.92 (3) 



1.77 (3) 

1.78 (3) 



D-A 
2.642 (3) 
2.617 (3) 



D—H-A 
176 (3) 
152 (3) 
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